/ 4 



Diaiog Results Page 1 of 1 



Dialog 



New phenyl-pyrazole derivs. - used as insecticides 
Patent Assignee: NISSAN CHEM IND LTD 



Patent Family 



Patent Number 


Kind 


Date 


Application Number 


Kind 


Date 


Week 


Type 


JP 5262741 


A 


19931012 


JP 9233 1827 


A 


19921211 


199345 


B 



Priority Applications (Number Kind Date): JP 922226 A ( 19920109) 



Patent Details 



Patent 


Kind 


{Language 


Page 


Main IPC 


Filing Notes 


JP 5262741 


A 


1 


33 


C07D-231/22 





Abstract: 

JP 5262741 A 



Phenylpyrazole derivs. of formula (I) are new, where R = 1-4C alkyl, 1-4C haloalkyl, 1-4C 
alkylsulphonyl, 1-4C haloalkylsulphonyl, 2-5C alkylcarbonyl or 2-5C haloalkylcarbonyl; X = halogen, 
haloalkyl, N02, 1-4C alkylthio, 1-4C alkylsulphinyl or 1-4C alkylsulphonyl; m = 3 or 4; Y = halogen, 
N02, CN, -CO-Rl or -SOn R2; Rl = 1-4C alkyl, 1-4C haloalkyl, 1-4C alkoxy, OH or H; R2 = 1-4C 
alkyl, 1-lOC haloalkyl or phenyl opt. substd. by halogen, haloallq^l, N02 or haloalkoxy; n = 0-2; Z = 1- 
4C alkyl, 1-4C haloalkyl, 1-4C haloalkoxy or NH2. 

In an example, 3 -Hydroxy-5 -methyl -l-(2,4,6-trichlorophenyl) pyrazole (1.5 g), perfluorohexyl 
sulphenylchloride (3.6g) and CC14 (15 ml) were mixed and refluxed for 10 hours. After work-up 
procedures, 3-hydroxy -5-methyl-4 -perfluorohexylthio -l-(2,4,6-trichlorophenyl) pyrazole (2.1g) was 
obtd. NaH (0.07g) was added to a soki. of the above product (0.5g) and DMF (5ml) under ice-cooling to 
stir 2 hours at room temp. A mixture of CH3I (0.36g) and DMF (2ml) was added to the reaction sohi. 
under ice-cooling. After work-up procedures, 3-methoxy-5-methyl -4-perfluorohexylthio -l-(2,4,6- 
trichlorophenyl) pyrazole (0.05g, m.pt. 172-174 deg.C) was obtained. 
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OP TT 0 Jl /*! 


He 


SOCsHs-S, 4-Cli 


NHi 
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He 
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Me 
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Me 


SC»a-2-Cl-4rN0a 


Me 
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[0 0 6 0] 
[fl:13] 



COQH NE, 

COCm Me 

CHD Me 
(SO 

CHD CPs 

GBD OCBPs 10 

COHe Me 

CQUe m 

COet OCBF, 

COPr-D CPs 

CQBu-t NHs 

CQBu-t He 

CQBu-t CPs 

CQBu-t OMe 

C0(7i Me 

C0(7b NH> a; 

CO(?i CPs 

COCPs OC&Fi 

COCXiBr Me 

CO(%Br CPs 

COCHiCl Me 

COC&Cl CPs 
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[0 0 6 4] 
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[0 0 6 7] :^mm:^'&^9^<iiiiVs»MtLx^ 
»wm. mmia, w&m, mism, ^^a^^mm 



[0 0 6 8] X, &SK.jSicxmfa^ji.)twc(m\zmm 
40 mmmm. ^mnn, mm:^m. nsimmsLm. m:^ 

i'^'-JI/^fcO, 0. 0 0 5~5 0kggfi*tigS-C* 

[0 0 6 9] mz. *56?g©#aSSSeDE^tI^R^ 

[0 0 70] 
[SI 9] 
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46 




1-2 5 


5 2-9 5 


3-2 0 


0-2 0 




1-3 0 


5 7-9 9 






yu7^)V^ 1-7 0 


1 0-9 0 


1-2 0 


0-1 0 




1-70 


1 5-9 3 


3-1 0 


0-5 


i» ^ 


0. 01- 3 0 


6 7-99.5 




0-3 




0. 01- 3 0 


6 7-99.5 




0-8 



5-262741 



CO 0 7 1] jB^tgRLTji. mn. yar-fjv 
[0 0 7 21 m\ 

ifMSftSB : y;v#-;v2680> y;P3p— ;v3005X . y 

[0 0 7 3] mm 

[0 0 74] 7D7:/;i^ 

*M^ttlf(l :;vyy^xioooc , y;V33?-;v3353, y 
:/D7 7-FL, -y#-jK 7^uy-;vs-7io . u^^ 

[0 0 7 5] sterna 

»ffi^ttSO : yJl/#->lV5039, yiJ^XlOOOC , u 

>Ky-y, yji/jp-^vsoso. y;p#"-;w)05D. y;!^^? 

-;|/5029-0 

[0 0 7 6] aaa 

^/^7X#8 0 
[0 0 7 7] m\ (1) 



[0 0 7 8] mM (2) C^^ h^D 
a ft: 3->-^U,yf., 

CO 07 9] 

C^^] 

20 mm. mkm 

c 0 0 8 0] c-&^K«] ^ti^^gtc^^^nsfli'&wtt, 

[0 0 8 1] ^mmi 

5':t-l- (2, 4, 6-hUi7nn7x-;v) tr^y 

30 (^^^^-^^iNo. 1) 

3- bKn=^^i^-5-^^;^-i- (2. 4. 6-hU 
^nD7xr:;W tr^y— ;P i. 5g> /t— :7;i/:tn 
^^>';i/x;i/7x-;v^ n u H 3 . 6 g&i^iaiSfba* 

1 5ml CD2i^«l$l 0^^1[8EU;f^o 
#'&nfc@fl:S'\^^-y->Tift»«8;fllU, 3-tHD4^ 
5 - 4 -/I— 7;P:i-nA:^^S/;^^:t- 1 - 

(2, 4, 6-hu^DD:7xr:;i/) h:^y-;v2. i 

[0 0 8 2] *tC. 3-kHD^^S/-5-pl^;l'-4- 

49 /^-7;i/:J'nA.ctS^;i^^:j--l- (2, 4. 6-hUi^ 

Dn:7xz:;W tr^y-Jl- 0. 5g, N, N->^^5^ 
;i'3^x;^A75 K 5 m I 0>fm\z. *»Tv *S5ft:t- h U 
»>A0, 0 7g&»aU Sta"C2«f[BWAA/L/to Jl 
(Dmmz. ^^TB^it:^^)VO, 3 6g. N, N-S^ 

;<^;i'3f^;l/A7SH2inlCD?i-&ftSlID^. seicSiS 

^D-yi^mmhmffjt^^ 3 h+s^- 5 

4- '/^-y)V:tU^:^i^)V^:t-l- (2, 4, 6-h 

50 u^^Dn:7xx;i/) tf^y-ji/ o. 05gS#fe. m 
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47 

p 1 7 2-1 74^: 

[0 0 8 3] %m^2 

3 -ya^>?7;i/:tD;5t V^i/- 5 4 --h 

D-1- (2. 4. 6- hUi5?nD7x-;i/) tf57- 
;V (*5!?^fl:^*No. 2) 

3-hHn+v-5-p^9^;V-l- (2, 4. 6-hU 
^7an7x-;W br^\/— ;i/16. lg$««aB50m 

-t:HD:^i/-5-^^;^-4-- hn- 1 - (2, 
4, 6- hUi7DD73ir:;W tr^V-Jl^^l 8. Ig 

[0 0 8 4] 5 5 96*^ft;:hhU'>A2. OgS 

N. N-i^>^^;i':}^;PAT5 H 5 Om 1 ICffiiSi^i^. » 
?&T* 3-bFD:^i/-5-;?^5';V-4-xhP-l- 

(2, 4, 6-hUi^nn7x-;w tr^y-;no. 

Og^N, N->?p^5=';^3f;;|/A7^}^3 0mncSi»S 

D^>?7;V:tn/^>3 7 gXTCK3'i7ft;:^'j»>A0. 5 

gSJnA. i3ox:ti. s^ras^^ii-fco x^t. 

u 3-:/D^i^7;i/:tPj>c ^:^^>'-5-^^J^-4- 
x^D-l- (2, 4, 6-hU^Dn7xx;w tf^ 

V^— ;l/3. 5gS#fc, mp59-6 2'C 
[0 0 8 5] ^^^3 

5-75y-4-i/7y-3-;t 1 - (2, 

4, 6 - h U ^ D n :7xx;w t:^y-;u 

ftNo. 3) 

3. 3-fcrx (/^;i/5":t) -2-5/7yTi7Unxh 
U;i/16g. ;!<^y-;i/2 0 OmlO^IC. 3*C?&Tp< 
^y-Jl'S 0ml tC»»Lfc:hhUt>A^ h^^i^h*! 
0. 2g$iD^fco ^iaT2. 5«fM»tiA;U;/5:S. » 
K20mlR?/2. 4, 6 - h U ^DD7xx;Vt 
v>2 1gS:Jn^, 2. 5«FWSab;t. 

aWi:t--5 5-7^y-4->'7y-3-;<h:^^>'- 1 
- (2, 4, 6-hU^^DD7xx;w fc!^y-;n. 
6g^Afccmpl 8 8. 5-1 9 0. Ot; 
[0 0 8 6] ^jS«^4 

5-7^y-3-;< h=^^>'-4 - hU5^nn;<5^;i/^:t 
-1- (2, 4, 6-hU;5^DD7xXJU) bT^y-JU 
(*5!59ft'&ffeNo. 4) 
5-7^/-3-pCh4i>/-l- (2. 4, 
DD^xXjW tf^y— ;H gS57Dn:^^;i/A2 0ml 

tcS»L, ^k?&T«cThUi5^DD^5^;px;i'7xx;w^7 



(25) #I8¥5-2 6 2 74 1 

D^-THO. 64g^£}BTlxfcS. Sm"ClBfta»L 
T. aWlb'&ftO. 5 gS#fco Sljj^l 5 5. 8-16 

3. It: 

[0 0 8 7] ^m^^ 

' 4-^;l'5;P-3-;?< h+i^-S-pt^^;!^- 1 - (2. 

4, 6-hu^^DD:7x-;w tf^\/-;p 

i»No. 5) 

S-^th+v'-S-jjC^;!^-!- (2. 4, 6-hU^^ 

10 nnyxx;!.) tr^\/-JV2 g^N. N-i^;?t^;p*;i/ 

A75 H 6m 1 tCg»L. *»T«CT^^->afl:U > 
1. 2gtN. N-i^pC^;v*;i/A7^ H3ml5&iSil 

*»l«SJn^T7JV:ib>Jtta:U fi^Sx^^JI/TftttlL 

SU eWft-S-^Sd g&#fco liWS9 3. 8-9 8. 7 
it? IC 

[0 0 8 8] ^mn^ 

pt^;l/-5-75y-3-;)< h^^v'-l- (2, 4, 6 

-hU^nD7xx;W t:5*/-;^-4-jtj;^#^r->i/' 
-h (*«gg>n:'&«rNo. 6) 

:f'hU^7A;?C h:^5/H2. 8 g$;?^3^y-;P4 Om He 

»#u *»TtrT. >t^;i/-3, 3-tfx (^^;^^ 

:^-) -2->'7y7^^Ul^-h5 gO^^^y-Jl'SJK 
(;^;^y-;i'2 0 0ml) fC^TFLfc. ^iaTlS^W 
«H$bfc«. *}&TtrT*»Kl Oml^J;Z/2, 4, 
5Z? 6-hU^DD:7x-;Vt F^i^>5. 2gSllIl^fco 

ftlAlfffflU&jlSa^amL, pt^^JV 5-75/-3- 

^h^^rv-l- (2, 4, 6-FU^nn7xx;W tf 

^^/-;i'-4-*;V:i?4^->U'-h5. 3g&^fcofflUa 
2 11. 5-2 1 2. Srio 
4^7 [0 0 8 9] ^riJW7 

4-7i:^;l/-3-^h+i/-5-;^5'jl/-l- (2, 
4. 6-hU^7DD7x:::;W bT^V'-;!/ 
(feNo. 7) 

3-7-feF+>^-5-p<5^;i'-l- (2, 4. 6-hU 

^nn7xx;w tf^^/-;n g&=i»>ft:^Si Om 1 

tC^»L, M7K«ft:7;V5-»>A0. 8 4gSlin^T5 

afi^N, N-i?p<5^;k:!j^;i'A7i H 5m ItC 
50 »»L. **fl::J-hU'>AO, 0 5 g & Jn^^MT 3 0 
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>=2/l) T?»»U S»Ig«oe«fl:^<fe2 0 0mg 

[0 0 9 0] iR-NMR (CDCla . TMS, dp 
pm) : 2. 3 0 (3 H, s) , 2. 4 9 (3 H, 
s) , 4. 0 1 (3H. s) , 7, 5 0 (2H. s) 

[0 0 9 1] 

1- (2, 6-i^5^DD-4- hU:7;P:rD^^Jl/:7x 

-3-i^7;i^:tD^h:^^->-5-^^;v-4-- 
hntr^v^-;i. (*»^^No. 8) 

N, N-S^;<^;^*;UA7^H1 0 OmUCl- (2. 
6-i^i^DD-4- hU:7;i/:tn>c^;V7xZi;V) -3 

^y^- mfm:^>^y) ^nwr^hi - (2. 

6->?^DD-4-hU7;^:e-n>c^;^>^x-;W -3 

[0 0 9 2] ±i2T#e.n:fei- (2, e-i^^nn- 
4- hU7;i':fn^^jl/:7x-;W -3-5^7;^:^ dj>( 

h=^^>'-5-^^;Vbr^y-;i'8 7 Omg*«?»83m 

1 tcS»$ii:> *»TT?ai*U:3':3. «ffi«2 5 3mg 

(flSflBSfl : y;kT;V^^U-> : ^>'^>=2 : 1) Tffll 
Sf SilirfCctID 1- (2, 6->?i^DD-4-hy7 

;i.:^-D;?c^;v:7x-;w -z~^jy)V^u^h^-y-h 
-p^^;i/-4-:rhntr5\/-;i/7 2 Omg^ttiSia:^: 

[0 0 9 3] ^H-NMR (CDCla , TMS, <5 p 
pm) : 2. 44 (3H, s) , 6. 94 (IH, t. 
J = 7 OHz) , 7. 6 7 (2H, s) 

[0 0 9 4] ^m^^ 

4-:/D^-l- (2, 6-i^^DD-4-hU:7;i^* 
D;?t^;P7x-;W -3-pth^>/-5-^^;Vh:^^/ 

-Jl' (*aWfl:^»No, 9) 

1- (2. 6-S?i^DD-4-hU7;W:e-npl^;V7x 

-3-;< h^5/-5-^^;i/hr^y-;vo. 4 9 

g ^£B^» 5 m 1 ^iaT8li*Lt?t):^S 0 . 

2 4g£JBTb?h. ;i(0S>&®-&ft£^MrS8tC2^ 
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A^7DThif^7>f- (»iKai:^>'^» "C«l»1--5 
e:tlc<fcO, 4-yD^-i- (2, 6->'^aci-4 

- K>J7;i/:tn^5';i/7x-;w -3->c h:^li/-5- 
p^5^;^t^^^/-;^o. 5g$tlfeiieai:UT^fco BW5 

64. 5-65. 5t: 
10 [0 0 9 5] 0 

3-/h^^->-5-^5^;i/-l- (2, 4, 6-hU^^ 

nn7x-;W -4- ( {A-V^}y)V:tu:^^)Vyji 
^:fl hr^V-;i/ (*5ll^ft:^(»No. i 0) R 

t^3-;<h+->-5-;?^^;i/-l- (2, 4, 6-hU 
5rDa7x-;W -4- { (4- hU7;V:tn;?t^;i/7 

x-;W x;v:^-;w tr^y-;i^ (**M^b-&»No. 

1 1) 

3-;<h=1r>'-5-^^;V-l- (2, 4, 6-hU^7 

□ a7x-;w fcf^y-ji/O. 8 6gSPg*efl:S*5m 
a? 1 *?&Tai^L'3'r)4 - h u 7;i^:rnpi5^ 

;i'7x-;i/x;i':7x— ;i/i?n^-f HO. 7 5g$jtaA/*: 

^^^>--5-pC5^;i.- 1- (2, 4, 6-hU^nD7x 
-4- { (4- KU:7;l':tD;?c^;i.:7xr:;W ^ 
^} fcf^v/-;i/0, 4 1 g*«ei|gatbT^:«t. 

1 5 0 — 1 5 2*00 
30 [0 0 9 6] ±ffiT^/S:3-;?Ch+i/-5-^^;k-l 

- (2. 4, 6-hUi^DD:7xr:;W -4- (4-b 

U7;^:tn:?t5=';i/:7xz:;i^:t) fcr^v^-;V0. 3g$ 

i?i^nnpt3^>5mUcSiW$ii:. *?&TaJ*Ut30m 

-i^nnifi^aSSO. 2 2g^lnA> Sia^mw* 

•rSi:3-;?<h+i^-5-;?^^;P-l- (2. 4. 6- 

4Z? hUi^nD:7xr:;w -4- (4- hU7;i/:tnpt5=';i/ 
7x-;i/x;P2iN-;» tf7y-;vo. I5g*^«ifi7^ 

[0 0 9 7] ^H-NMR (CDC1» , TMS, dp 
pm) : 2. 3 7 (3 H, s) , 3, 9 4 (3 H, 
s) , 7. 49 (2H, s) , 7. 78 (2H. d, J 
= 8. 3H2), 8. 16 (2H, d, J = 8. 3H 
z) 

[0 0 9 8] ^m^i 1 

5-7^/-l- (2, ^-V^UU-A-V^}y)V^ 
50 D^^JW7x-;V) -4-r:hD-3-xb77;l/:tn 
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(j^^mt^^No. 12) 
5-75/-1- (2, 6-i;^7DD-4-hU:7;l/:t 

DpC5^;i/:7x-;w -3-t Hn:^^>'tf^y-;n. o 

x^^:7;^:tDx^l/>$mm*t>2i^75:c 9 o'er 

[0 0 9 9] ±iaT?#&n:/t5-75y-i- (2, 6 
-yi^DD-4- hU:7;V:tn^f';W7x-JW -3- 
5^h77;P:tnxh^5/b!^i/-;V0. 6lg$«fiSK 

5ml tcagW^H", *?&TTtt*^Lr?':^«ffigSO. 1 6 

" (SKIM: i5^nDd^;i/A) T»»-rs^:^J::J:D 5 - 
T^y-l- (2, 6 -i^^nD-4-hU:7jl/:tn;?C 

^;i/:7xx;w -4-xhD-3-5^h57;w:*-nxh 

1 6 5-1 7 CC 
[0 1 0 01 -^riSWl 2 

1- (2, 6-i?i^ap-4-HU:7;P^Dpt^;i'7x 
x;V) -3-pt h:^i/-4-xhD-5-T-h77;W;r 
nxh:^^>/tr^^/-;v (2^%?g^^ftNo. 13) 

2- (2, 6-i?5^aP-4-hU7;V:rD;<^;l':7x 
x;W -5-^h^*^i^-3 (2H) -}^^VU>1. 4 

MK;^U'>A1. 8 6g*JlP;lT9 0'CTfllJ*Uo 

'::^5^h7:7;^;^Dx^^>^mra^B>:€ri^^ySo 

*L;?tc asft^v'UAy^i/Tjiiafstasoi- 

(2, 6-v?i^Dn-4- h>j:7;i':tDpC^;i/7xx 

;W -3-pC h^i^-S-xh^^jP^fDXh^^i^fcr^ 
y-;n. 0 5g§«fi?ft«tt«a:LT#;feo 
[0 1 0 1] ±faT#e»nfcl- (2, 6-i?5^nD- 
4- hU:7JP^D;<^;V7xx;W -3-^h4^->-5 
-r-hyyjVtuxh^i^hlyV-Ji^O. 9 9g§««E 
K 5 m 1 *»TTtt»LorD««« 0 . 1 

mMmmi^^u^h^yy^-^z^K^m^t^ti-' 

(2. 6-S?i7an-4- hU7Jl^:tn;?C^JV:7xX 
M -3-pth^S/-4-xhD-5-'rh^7JI/:*'D 



5^ 



Xh:^^>-tf^\/-;P0. 2 6g^Mfiteai:LT#fco 
WU^l 1 3. 9^-1 2 2. 3t: 
CO 1 0 2] ^JSWI 3 

5- 75/-3-i^7;V:tD^H+v^-l- (2, 4, 

6- hyi7nn:7xx;w -4- { (4-h^Jy)\^:tu 

o. 14) :feJ;t;5-7^y-3->?7;i/:^-D^h4^-> 
-1- (2, 4. 6 - hUt5^Dn7xx;W -4- 

{ (4-hU7;v:fD;<^;w x;v*xM t;^^/-;v 

1^ (*5!Mft;^«No. 1 5) 

5-7^/-3-b:Hn:*^e/-l- (2, 4. 6-hU 
{;aayjL-)V) tf^V^-il'S, 4 3 gSi^DD:jNj|/A 
5 0ml (C»»$13:. *?&TT«|^ Lot?, 4 - h U 7 

;i/:tD;<^;i'7xx;i/x;v:7xx;i/i7n^-f H3. 2g 

>if > - y juvjp^^it >TSjes"r* ;i t {Cct o 5 - 

75y-3-t FD+->-1- (2, 4, e-hU^'D 

D7xx;i/) -4- (4- hU:7;V:tnp«5^;i/:7xx;v 

5^:t) hr^\/-;i/4. 0 3gi&flflfeiieaa:bT#fc« 
a? [0103] ±S05-T5y-3-tHD^^>'-l- 
(2, 4. 6-hUi^Dn:7xx;v) -4- (4-hU 

:7;i.:tn;*5^;i/7xxji/5^:t) tr^\/-;i/2. 3 6gS 

N, N->?>c^;P3j^;VA75H2 0mnc»«$1i:, 
K:^U':7Al. Sg^lin^, 7 o-aoTCTaj^b-::)-::? 
^rD^>?7;^:t^;?^^>S5«rM#iK^a^«o 



(SIBSO : ^>^> : y;VT;^^^lJ->= 2 : 1) T» 

30 mt^t. B-r^/''3-py)v^u:^h^i^-i- 

(2, 4. 6 - hUi^DD7xx;i/) -4- { (4 - h 

g *3Sfir r X t l/T#:to 

[0 1 0 4] iH-NMR (CDC Ij , TMS, 6 p 
pm) : 4. 1 2 (2H. brs), 7. 04 (IH. 
t. J = 73H2). 7. 21 (2H, d. J = 8. 6 
Hz), 7. 52 (2H. d, J = 8. 5Hz). 7. 
53 (2H, s) 

±IBT#e>nfc 5 -7a y - 3 -z^y)i^:ta^ h+->- 
1- (2, 4. 6-hU^^DD7xX;W -4- (4- 
hU7;i/:tnpl^;i/^:}-) bT^^-JVO. 5 9g$i?^? 
nD;?t^>7mnc»»$'a:, 3*C?&TTa»Uoom- 

!7 D D ja^ja#s 0 . 3 6 g ^M^. ^ur i ^mvm 
m»s^u^h^^y^-\z^r)mm'^ts-7^/ 

-3-i?:7jl/;j-D^h+i/-l- (2, 4, 6-hU57 
DD7xX;W -4- (4-hU7;l/:f D;C^jl.7xX 
JWXJPJj^XjW tf^rZ-Jl'O. 3 9 g^mmfiiieaiib 
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53 

T#iE>nfc. ift^6 1. 3-67, 1*C 

[0 10 5] ^^mi4 

1- (2. 6-i^^aa-4-'h^)y)V^a^^)Vyx, 

16) 

1- (2, 6->?i7Dn-4-hU7;i/:tD;A5';V7x 

hu^A^^mv. ssttt^s^Lfco ssftsy^pv;!/ 

S2:ailc<J:»3a»c!)i- (2, 

D+v-5-/^;V-4--hnfc?^y'-;i/0. 7 5g 
[0 1 0 6] ±iaT#e»nfcl- (2. 6->?^DD- 

3g^«TU ^^JC^ia^l Odi)^lffl»}^Ufco ClOK 

SljK&a*L;«t« S@ft^i^U;^y 
;VTit5a"rSi:l- (2, 6-i?i^DD-4-hU:7;i/ 
:rD;>t^;P7xr:;w -5-p<5';l'-4-r:hP-3- 

9g$3Kfiieaa:UT#fco SWSl 3 8-14 0*0 
CO 1 0 7] ^^Wl 5 

1- (2, 6-v^^DD-4-h»J:7;^:tD;>t5';I/:7x 
-3->?7;^:tn;<h^>'-5-;>t^>-4-;t 

tr ^ v-)V<o^^ i:^mm{t^m o . e 9 ) 
/;V'T;i/'\:^iJ->7 0mnc4-yn^-i- (2, a 
--j^t2a-4-hUy)V:tu:^^)iyx,:z)i) -3- 

-4 0t:tc?&aitT. y;^v;i/:/^;i/U^»> 

A (1, 5 7M^^'9'>»aD 1 1ml ^£l3>t>< OJBTF 
Lfca. flMffiT2 Oi>KaJ*Lfco cnJcyjW;!.^ 
4^U->2m ncfl§»$ii:fci^^^;Pi^X;l/7Y H 1. 5 

^;U^4^-9->=l/4) ICT»SU BWOl- (2, 

6-i^^^nD-4- hU7;l/:to;?<5='JV7xr:;W -3 

= 1. 5 15 3) 



(28) if$5i^5-2 6 2 74 1 

54 

CO 1 0 8] ^0c.mi 6 

1- (2, 6-v?^DD-4-hU:7jl/:t-0;j^^;U7x 

-;i/) "3->?:7;i/:rn;<h^^->-5-p<^;i/-4-p^ 

o. 7 0) 

*i{bJ>^^W>5 Om ncfflfiOl - (2, 6-v^^DD 

-4-hU:7;i/:tn;^f^;i/7x-;w -3->^7;i':tn 

h^^i/- 5 4 -;<^JI/^:t-fc!^^/-;i/8 , 

SfiacRtK*-cft?*. ii*»ss:?-hu»;7A-c«:jRu. ms^ 

Kb. BWCDI- (2, 6-i?^nD-4- hU7>'W* 
DpC^;P7xr:;W - 3 -i?:7;P^D^ h^^S/- 5 
5^;v-4-;>t5^;i/x;^:7-r:z;nf^y-;W2. 5 8g& 

C0109]iH-NMR (CDCI3 , TMS, 6 
20 pp. ) 2. 3 2 (3H. s) , 3. 10 (3H. s) , 
7. 07 (IH, t, J = 72H2), 7. 80 (2 
H, s) 

CO 1 10] ^^mi 7 

1- (2, 6-i^^nn-4-hU7;i'^P:?c^;^7x 
-3-^?7;i/:tn;?ch:^i/-4-hU:7;^:tn;< 

No. 71) 

i6{k;)t^V'>2 0ml tcl- (2, 6->^5^DD-4- 
h^)y)\^^n^^)Vyx.:zM -Z--jy)V^u:^V^ 
30 - 5 - - 4 - ;< ;V 7 ^ - Jl/ 1! ^ 

2. SSg^S^^-tt. *|*hU7;l.:tn»a2. 5m 

ffiTi»*bfco #e»nfcaii&^^/-;v oom 

1) . hgx5^;i/7^> (3 0mi) ©ig^»«JcS# 

l-2^>ai*bfc««JETT»!K$»*L?to # 
^nfcSigSi^nD3|x;^AlcS§j»$i3:. fflfaSYfcT>^ 
:=^^ L.immxmW. M*lSK:^hU'>AT«;j»U « 

;^3^;i/A7^ F 5 m 1 2in&*«ifc;^- h U 

2i^;i/A75 H2 omucarf L5i>raaj^b/::a. s- 

h2, 4g$ja^. Si&{c3 0iHBa*^b;to Kim^ 

A/y;i.'7;i/'s+'tj->=i/8) tcrttfiu B«<oi 
- (2, 6-v?5'Dn-4- hU7;^:i-D^^;i'7xr; 
M -3-i?7J^:tDp^^4^i/-4-hU:7;^:^•^;^^f^ 

50 ;l/^3^-7^^>l^fc:^^r-JH, 3 5 g^tie*6S9S[<i^a: 
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(29) !t#§8¥5-2 6 2 7 4 1 

55 56 

(n"=l. 4 8 0 1) [0 111] 

±m^^m\z^L^^^irnfi^0-^mzm\:'xmtv^{[: litis] 




z 



No. 


q 


R 


y 


Z 


" C) 


17 


Ql 


CHFi 


Br 


CHa 


oil 


18 


Ql 


QiFi 


S02C«E*-4-CFa 


m 


61, 3-67. 7 


19 


Ql 


CHFi 


m 


CHa 


oil 


20 


Ql 


C^CFs 


m 


CHa 


123-124 


21 


Ql 


CHa 


I 


CHa 


95-97 


22 


Ql 


CSa 


NQi 


OCHFi 


125-131 


23 


Ql 


CB3 


SCe& 


CHa 


125-129 


24 


Ql 


CSs 


SCsHs 


NHa 


154. &-156 


25 


Ql 


CSs 


SOCoHs 


NH< 


74-78 


26 


Ql 


CSa 


SOCgHs 


CHi 


oil 


27 


Ql 


QEz 


SOiCbEs 


CHa 


122-123. 5 


28 


Ql 


CHa 


SOiCeHt 


NH2 


156-158 


29 


Ql 


CSz 


SC6E»-4-CI 


CHa 


110-115 



[0 115] 50 [^2 1] 
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« 



(30) i|#fflV5-2 6 2 74 1 

57 58 

m 4 ^ m^) 



No. 


Q 


R 


Y 


Z 





30 


Ql 


COa 


SCbH4-4-C1 


NH2 


162-166 


31 


Ql 


CHs 


S0C(jH4-4-CF9 


CHs 




32 


Ql 


CBa 


SC6H*-3-CFs 


CH3 


108. &-111 


33 


Ql 


CSb 


SOC6H4-3-CF3 


CHs 




34 


Ql 


ca» 


S0aC6Bi-3-CF8 


CHa 




35 


Ql 


(3b 


SQiC6H3-2.4-Pa 


CH3 


199-207 


36 


Ql 


CBi 


S0C6H3-2-Cl-4-N0a 


CH3 


192. 8-193 


37 


Ql 


CHs 


SO1C6H9-2-CI-4-NO3 


CHs 


205. 7-207. 9 


38 


Ql 


(St 


SCsFis 


NH2 


oil 


39 


Ql 


CBi 


SQis 


CHs 


57-67 


40 


Q2 


CSPi 


Br 


CH3 


oil 


41 


02 


CHFi 


S02CGft-4-Cl 


CHa 


115.4-117.5 


42 


no 

Q2 


CFaCHFs 


N(h 


CHa 


82-8b 


43 


Q2 


CHFs 


SOCeHi-^-CFs 


CHa 


40.9-45 


44 


02 




SOjCeEi^-CFs 


CSs 


43. 2-45. 9 


45 


02 




UA 


CHa 


115-117 


46 


02 




KO2 


m 


240-245 


47 


Q2 




win 
NOI2 


OCBrFz 


nc 0 inn t\ 


48 


02 


CHs 


NOi 


OCHF2 


124. 8-129. 8 


49 


02 


CHs 


m 


CFa 


94. 5-95. 3 


50 


02 


C&i 


SCflB*-4-0CFa 


CHa 


U2. 4-116. 6 


51 


02 


CBa 


SOC6E4-4-OCFS 


CHa 


oil 










S22] 
















No. 


0 


R 


Y 


Z 


C) 


52 


02 


CBs 


SOjCe Hi -4-0(^3 


Ok 


150, 1-152. 5 


53 


02 


CSa 


SC6H3-2,4-F8 


CBa 


140-146.2 


54 


02 


Ols 


S0C(iH9-2,4-F2 


CBa 




55 


02 


Qk 


S0xCBH*-4-Br 


CBa 


200. 6-202. 4 


56 


02 


CHs 


SOC6H4-4-CF3 


CHs 


107. 8-108. 6 


57 


02 




S02C((Bi-4-CF3 


ds 


150. 6-154. 4 


58 


02 


ds 


SOiCsHi^-NQ> 


CHs 


187. 9-191. 2 


59 


02 


CHs 


S0CflB*-3-CF8 


CHs 


168. 3-172. 3 


60 


02 


CHs 


S02CeEj-3-CPs 


CHs 


142. 3-147. 9 


61 


02 


Et 


N0> 


CBa 


95-100 


62 


02 


Et 


NQi 


NHs 


180-185 


63 


02 


SOsCHs 


NQs 


CBa 


154-156 


64 


02 


SO2CH8 


Br 


CHs 


152-155 


65 


03 


CHFa 


NQi 


CHs 


143-147 


66 


04 


CHs 


Br 


CBa 




67 


05 


CHs 


Br 


CBa 




68 


06 


CHs 


Br 


CBa 




72 


01 


CHs 


SOCHs 


CBa 
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* 



• 



» 



(31) 



i^ffl^5-2 6 2 74 1 



[0 117] 





59 








60 


73 


Ql 




SCBrF2 




137-139 


74 


Ql 


CB3 


SQ2 CBrPa 


CBi 




75 


Ql 


CSi 


SCHP2 




98-101 


76 


Ql 


ds 


SCP3 


QB3 


116-121 










* [^2 3] 










m 4 






No. 


Q 


R 


Y 


I 


HbiSC ' 0 


77 


Ql 


CHs 


S0CP3 


CHs 


122-124. 5 


78 


Ql 


CHs 


SQ1CF3 


CHa 


85. 5-88 


79 


02 


CH3 


SCPs 


CHa 


nfi» 0=1. 5153 


80 


02 


CH3 


SOCPs 


CSi 


no", =1.5044 


81 


02 


(3k 


SQsCPs 


CBs 


127, 2-129. 1 


82 


02 


CSB2 


SOCPa 


CBi 


59-63 


83 


02 


CHP2 


SQaCFa 


CHa 




84 


02 


CHa 


COCP3 


CHa 




85 


02 




COCPs 


CHa 





[0 118] S4^tf <Z)fl:'&ftNo. 7 2. No. 7 
4, No. 83. No. 84. No. 85CD^H-NM 

^^m^o. 7 2 

2 1 (3H, 
(3H. s) . 



NMR (CDC la , 5 fit. ppm) : 2. 



s) , 3. 0 8 (3H. 
7. 56 (2H, s) 
fb'&ftNo. 7 4 
NMR (CDC la , 
s) . 4. 0 2 (3H, s) 
ft:-&«No. 8 3 
NMR (CDC It , dm 
s) , 7. 0 4 (1 H. t, 
(2H, s) 
ftl-g-ftNo. 8 4 
NMR (CDC la , 
s) . 4. 0 1 (3H. s) 
ft-S-^No. 8 5 
NMR (CDC Is 



s) . 4. 0 0 



58^s). 7. 08 (IH. t. J = 72Hz). 7. 83 
(2H, s) 

CO 1 1 9] mmm) *sg9g>fb-&«!&^«i^ 
[0 12 0] m^mi A aa 



ppm) : 2. 3 2 (3 H. 
7. 5 6 (2H. s) 

ppm) : 2. 4 0 (3H. 
J = 7 IHz) , 7. 84 



5^? 



5 

70gS 
20S( 
5 



ppm) : 2. 3 7 (3H. 
7.8 0 (2H. s) 





N,N -i^^^;i/3jN;VAT5H 

y;i/3p-;i/2 68 0 

[0 12 1] fiMJ;:lBLTtt, ±Ea3B&5 0-2 0 0 
0 omz^lBiLX^igigL^&t/i^^^'-'JVmftr) 0. 0 

0 5-50 ksizu^^^izmm-^. 

[0 12 2] 



6m, ppm) : 2. 4 2 (3H, 
2 ;*CftI^fd 



25ffl 

6 698 

4m 



v;w#-;i'5 0 3 9 

(7-:t>tt»ffifi^ : K»{b*X« (») BiS*) 

^-'/kyi^X#8 0 3 

(^y-f h:^-#> : :ei§P«S« (») ffi»a«) 

V^:z>7.)i^^>«Lti)Vi^^Ms 2 

£il±^^-trS'&»»UT*»Sgi:i-S. 0 0 0 fSlrf&»?LT^rjS«i>SA«A5^^-;i/^/t 0 0 . 

[0 12 3] ffiffilCBUTtt, ±E*fP5«S:5 0-2 0 5^ 0 0 5- 5 0 k g tC^at^cfc^JCfflffi-rSo 
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61 

[0124] mm 3 fb M 
^mm<t^^ 1 OSS 

>^5';Hr;i/v;i/:/ 90fi8 

mmmt:mM0L»mii^^!7^-)i^ftr)o, o o 5-5 



[0125] mmm4 » m 

*^Mfl:'&«Si 3. OB 

tf—'fUy^XnSO 0. 588 

^U- 9 5S5 

U^Ki^^VP^nlf;!^ 1. 58S 



[0 12 6] ffifflitBLTfi. ±mmi^mm0t,»mft^ 

'Si^^'-JP^fcDO. 0 0 5-5 0 kgtC^iScfc^JClR 

[0 12 7] mims e ai 



5« 

'^>h:^-rh 5 4BS 

4 0 as 

U^n>x;V3f^>»:jt?;V2^'>A il8 



[0 12 8] ffiffljcBLTf^, istatsys^na^^sAt 

^^S'^-Jl'^fcOO. 0 0 S'-s 0 kgic;^5<t^»c» 



[0 12 9] sam ^nr:/;!^*!! 

*»ggfl;^ 3 585 

y;i/3p— jvs 353 1 OSS 

jpy^i^xioooc 0. 585 

1 %'9>^>^A^mSL 2 0 85 

* 4. 5ffl 



[0 13 0] ffifflJcssLTJi, ±ia7nTy;^si*5 0 

-2000 om\z^LxmiSi&^mi^^^^-)]^^ft 

00. 0 0 5-5 0kgtc;a:SJ:'5Jcm*f$o 
[0 13 1] 

UT, 1 0 0 0 p pmaffio^ffiicsisbfco comet 
^1/20, 0Q07—)V(D'^vv\zmfii^'i^o^m 



(32) !^ra¥5-262 74 1 

62 

\z+»mm\.ito mm.mk. n^^itx. vm-^u^ 
u ^mmzmthito m&u^Bmmk\zn\^^nA^ 
ft. 

[0 13 2] 

(%) = 0EA»/ttA») X 1 0 0 

^oi6:S. aT(oft^«wsi 0 0 9^(O3^aiJp*^bfco 

^^Mft'&fe : N o . 8. 1 2. 1 7, 1 9, 2 0. 2 

10 1. 4 0, 4 2. 4 5, 6 1, 7 1, 7 3, 7 4, 7 

5. 7 6, 7 7, 7 8, 7 9, 8 0. 8 1, 8 2, 8 
3, 84 

[0 13 3] 

mkm2 -z^:x^^tii^y'>h^\zm-^»Amk 
mmm\zm«L-^tirc*^mn:^^o5%^ (it^m\z 

cfcoTW:2 5^*fnS0*ttlt) ^Mmmox^ftTi^x^ 

RUT, 1 0 0 0 p vmmm<ommzmmv::0mm^ 
\zh'rh(Dm^mi oifpmmmu sKav-^-KcA 

tl. r(D*iC-i?a»^-\'2^S^5^>h'>2^«liS>'ir- 
l^^fcO 1 Om^&AV. S&UT2 5t:SaS(CiR^ 

f^S. tt»tt2KfflTff:fe^fco 
[0 134] 

{%) = (^MS/*A»0 X 1 0 0 

No. 1 1, 1 7, 2 1. 2 4, 2 8, 
3 1, 3 3, 3 8, 5 1, 5 6, 7 1, 7 4. 7 5, 7 

6, 7 7. 78. 79, 8 0, 82. 8 3. 84, 8 5 
[0 13 5] 

30 tmrns ^^TtiT^^J:Ki^\znr^»*^ 

&ffiViT2. Oing/cm» omm^irnVfCa «ttb 

ftmmu. mmm\zmm^nit^^mit^9!i<ob%^m 
(fl:^«fc<fcoTtt2 5«*siJWSftK) ^mmm(ox 

ofc*Tl&SiLTl 0 0 Oppm«ffilCi8lEL'fcfe(D$ 

^Avi^SfA&ssab. 2 5*cfiiasiciR$b6ara 

4? 4KSMTfffeo;t. 

[0 136] 

(9^) = 0EJ*l»/»A») X 1 0 0 

*5gMft:-&'ftl: No. 8 0, 8 1, 8 2 
[0137] 

>y>C03SI$U-7/1>^&fflViTg3. 0cm<OP3 

att±»csv>;to ;in«c:^^Ay-aiA£iii^fct) 1 
osaaufco MM»Jcs«$nfc*»Mfl:^«jc5 5 96 



—700— 



63 

a>Atjfc;!KT#RbT, 1 0 0 0 p pmmmcommzm 

ttR«2K:®Tff?5:ofc, 
[0 13 8] 



!^H¥5-2 6 2 7 4 1 

64 

*5SMfl:'&'Kl : N o . 7 4, 7 7, 7 8, 8 3 
[0 139] 



(51) Int. ci . mmn ff^^mmm^ f i ms^mm 

C 0 7 D 231/62 



(72)%Q^# mm 
(72mmm mm m± 



y f 



I 

I- 

i 

I' 

'■'*:[,. 

.* 




